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1.1 ABFZEDE

A VR B AT IR CEMESRIR SR TIRWAMEICTH Y, Figure 1-1 1239 & H 12
Fe-Ni, Fe-Ni-Co, Co-Fe-Cr 3 L U Pt-Fe THERL S LD kk % R BB RDBMFIET D [1]. £ D
723C, Fe-36%Ni 4 (LATF, A U 3—54) B XU Fe-32%Ni-5%Co 54 (LLF, A—
P VN HE) IO AR E I L, &N T CREN RN AES THDH Z L b
JEL FEiE L TR Y, @ -HER SR HEZ BTN ER S 5 2E MM TF Cl S,
PEOEREMIIREREREZ 52 TWD (LLF, %=mass%).

ZDO—FHT, £ o R—EE8BIRA—/—A =540, BHINTRA—EHTHD
END, TOMRNKRERREREL 725, HIXIE. A A= EGEHEEERICHER ST
2 FEREREE (Figure 1-2) [2]1R01R S EECEE TSR LI L OEEED 2V —T
hal EE BICEEB RO KA IE L TETHY, TOEBLZHOT 700D, U 7HhE
RS UMD O KBRS R R SN TnD. 22T, IETE=T—F v b=
T ORRBNARER A OFFERE E > TETWVD. LLARNRE, A—r3—o L 3—fk
T EEEDE R R U 72 AMRR DI ENRE L2 5720 [3,4], EAHMMRICHK L 72K
WY TR, RUOREROE IR E RE L 2> T D,

iz & A =G aTE OB RFFEIZE B L, CFRP (Carbon Fiber Reinforce Plastic)
DRRIEER O AN EH 285D T 5 [5, 6]. CFRP [XRENOEIBERMEITH D Z
EM D HENEHSOMIZE - FH BT COISHANEA TE Y, xRk CFRP 85 23R &
NTWD. RFEMHE L B SR STV 5 CFRP ORJE T iEIIEMETH 5H. CFRP %
BT B LEIE 2 i3 24— h 7 L—7E L, X0 &EE - SR TR TR
ERIET 57 VAEO 2FEATEICHO LN, EHICEIBSREZER L T\ 5. %O
HEHIN T CFRP ORHEZ B S5 2 & 06, BIBRHCE W TR O SERE 2 R 5
VNGB D73, 4Me CFRP OEZIRAEN R E WL ZOMRIGREEITRY T 5. 207w,
UTAE T, BBIMICA U R—BENBIRENTETEY, SOICEWVEIRE 24 58

JEAR D CFRP AR TERM OB A NER SN TETWAH. L LERERL, A—/3—1



N EEETRERE 2 D FIRCE TA— AT A AR TH D 72 OIS AR O KA
ZARE S, AL OETOEE & R DRI OEBEEN NS RDH T ET, ZOMET
RELFBAT L. 2F 0, AREIPEITINZ TIRIREE T D A —/3—A 3 —B58IE, @84
DX D780 IR UATENE L DM ~OEAIIRE REENH L LV 5.

Z ZCATR ST T A2 -T2, BULEED 7 T A —/ 3 —o S — BRI DRI S 72
LONCEBEAZ B LI O TH Y, UL MM L & AL RET L7-b DT

H5.
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Figure 1-1. Thermal expansion curves of invar alloys of various material systems [1].
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Figure 1-2. The structure of the semiconductor exposure equipment [2].



1.2 Fe-Ni 21 ' /N—8 LU Fe-Ni-Co RA—/3—A U —H4&
1.2.1 Fe-Ni 3 £ Y Fe-Ni-Co &-&12 55 17) 5 (KB R Re 1

A L N—5421F 1897 4RIZ C. E. Guillaume (& & o THIALE I, 2O F AT T ORI
IA—ATF A MEOK 1710 LLTFD 1.2 x 100 K FRETH Y, BIENREICH LT
invariable (R) ZFERE L, 4 o=/ LMEND X)o7z [7]. & 5HIT 1927 4F
IZHALRFOHEAR [8,9]1F, Fe-Ni &4 DOBEKURFEZ A L, Fe-36%Ni {31 T\ B
bz b OMBEMIA Th D 2 L MR L, IRE EFITE S BB ORI X 2IHE)3, 8@
WO TIRENC L D2 BWERZ T HIET 2 L2 X o TA v =B OIREAN R R S R B
THEBEL WD, ZOIGRICESET L VBBMIATHD Co & Ni LEEHZ, 0
BRI 2 A L, Figure 1-3 (T8 L7z X 912 Fe-32%Ni-5%Co DOFAUKIZIWT, K
DARWEMZREE (<1.0x 100K ZH T D A= S—A =GN SNz O
FELARE, A N — G e OB REE & KRR EHAICBIR L T D LREEk S 4, B384
BIZ K DRFEIAEIZ DWW TEZE S, SESERETADRESNTVD (1, 10-12]. R
J. Weiss [12]1d Fe-Ni A — A7 F A ME&IZEIT 5O Fe il I3RRBEMEAR 2 R TIRA B
WRED y1 &, SREEMARZ R T @A L ARIBD v D 2 DBEFIRENH D LA L TR,
ZOTERITI LV B REVERELTND. A U NN—FEIZBWTHERERETH
Dyl 3RE BRI o Ty~ e L, ZAUSHEVSE T EROIUEZ 51 E 2 L, 0Ok
B, (KBZRREN RIS 2 L BRI TV D, T4, Yokoyama & [13)1% X R IR
D EZHNT, A " —54I12817 5 Fe & Ni OJF1[HERREOIR KA 2 1 E
Lo, A /=8 OMARIC BT Fe JFUFIRIREICH O BB IEFITNSL, &6
IZZ UGS D Ni bl Ni KBRS/ NS W L2 |EL TWD. EFHO I L
— 7 [14] T, Co-Fe-Cr Z AT v L AA L _R—{4THEL 2ADBWBEREIC BN TS,
BT AEIREBORBETH D LA Lz, Co-Fe-Cr RAT L AL VU R—=E4TIE, o —
NEICHTZY, KR TH D Cr Bz RSN s720, £ o 3—(548k0 b

EWB R 2 AT 2 L ELE L. DFED, ZORTFERDRIELRBDICL T, AD



BZRNAE T 5 EBE LT, —J7 ClEE [NIEBREEMERIZ IV T B3RS X 2 (R
iR (ARAREMOTHR) NECLHEEALE LT, 3d ETONY MEELRETL @G L
TW5. 3d BB O/ FIEITEFRIEEEARE R D LR R 2B TED,
SRIEPEFE AR TP O BB = R L X — DB NV FIEZ/NE <, $ b bR RO 8N

IR TIRIETE D2 & L%, ZOMXIRERIFIEDS B REBROTATH D &k
Tn5%.

UED X STA =528 2BMZRRMEIIMIC bk A e A D = XL WE S
TEY, ARELTUI-& 0 & LEMICITE s T, LinLaann, oA
FPEXA—A T A MARRICHR LS D TH Y, BRI KIET A —A T4 FO T

MR L O ELHET OIMLENDD.

1.2.2 Z2——A UG I1T B IR

B R R PE I L 5RBE AR BT C 2 B BB LI TR U 7o SRR 2 & - THREL
T2EEZLNTNDLN, —H TARBLOEEBIZL > TY U VEMET T2 &b T
W% [15]. Figurel1-4 (7R L7 L9102, WA [16]1& FHAED [17]1X Fe-Ni 644 AW T, K
B IRRFAMED e b K E U Fe-36%Ni ALEUIRIC IS N T, Yo V7 HRE LSBT 52 Lol
L TCW5. Figure 1-5 |% Fe-(32~36)%Ni 5423 1F 2 #diis L OMESH O ¥ > 73 2w
[5]. SEEMOY o ZHRIINI O ERH-& LB, BB LTEY, IWRALORERE—FKL
TNDZ ENbNnD. —HTHMOY 73 T8 & i L TIRVWVEZ R L, S HICAT
VEPRELLRELRSoTWD., AL BIFEEFBRICBW TR I D A—/3—A
XA O AR I Z<100> B EMICRET D E MG L T0D. SHICA—/— o
NGB DERE IO HAERM OV o 72 JE L, Figurel-6 (IR L2 X HIZ
<100>HLfE b 23<110>0<11 I>HUFE At & ol L THeD TIRWY » V7, Th 5 Z & %W
ODNZL TS, ZIHDZ LD A= N— A 3 —FE TEEE AR R L 7Ry o 7

RTHH<I00>EASMBEOIEICL > TY U I RPRKRELLETFTHERBREIND.



Figure 1-7 (% Thermo-Calc.|Z & » THHHE L7z Fe-Ni 2D 2 jiRREXK Z2/R§. A —/3—
A =B BITEEENR ) B A — AT A~ ARG A T2, BEEIERR IV TRIRLR:
DB L 720, MR A— AT A MEREERT 5. — R, SRR ORIR S
AL & Vo oA T REGOE NS 5 &, VHEZETE O Flte T o DU OEE DFEE & 72
D720, MEIOBRIGINE EFH-T 5. 240 b OBGHT Hall-Petch DERIFS X T Bailey-Hirsh
OEAIE LTESHMBNTWD. A —AT A MNHEHMETH D A —/—A LN —5H D
FERRIARIE, ZOREY A XL > THRR LY, KEOBEARTIE 1 mm 225 10 mm 2L
R b LIZLIESH L. 2 2 EFTHRARA— AT A Mf&IZI T Hall-Petch D%
HIZSRNET 2 Z L ITHE LWV AS, MR D3 6 % OFREE T RIEICEA T 5.

T ETHRAIZ K DT, ARBWE & BHEPR 2155 T2 O D A — /3 — A LS —§HH oD Ji
X, PRI S 52/ RN ENR D, ZDTD, A—r3—A N —§l & KA
DOREFEREERICHE 9 2121, S5 BV X 2 AR OMIE 72 b NS A —2 T F

A MR L 21TV, ARt 2 geE L2 nide 7w,
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Figure 1-3. Coefficient of thermal expansion (CTE) in the ternary phase diagram of
Fe-Ni-Co [9].
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Figure 1-4. Relation between Young’s modulus and composition in Fe-Ni alloys at ambient

temperature [16, 17].

10



160

[Jcast
- * forge
O
150 |
<
[
< .
4 O
s i .
8140 | Ot oo
; A
= i U o - 0
3 n H - O
> O DD
B O
130 oo 0
O
- ]
120 1 | |
32 33 34 35 36

Ni mass%

Figure 1-5. Changes in Young’s modulus on the amount of Ni in cast and forged steels of

Fe-Ni alloys [5].
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Figure 1-6. Young’s modulus in three principal crystal orientation of super invar single

crystal [3].
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Figure 1-7. Fe-Ni binary diagram calculated by Thermo-Calc.
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13 A—RT7F A4 b~OHERR L OEEH
1.3.1 HHEBTAELSZA—RATF A FAEY —

LOMMEE T 2 TFIEE LTHERBOFIARET 6D, 72721, A—s3—A
UN—EEIITIZ EO NI ZEHR L TCND I D, EE AR O A — AT A N HEAEHE
AEMEL, EERETCOHHATITHEREL RV, — F T Krauss [18] 1%
Fe-(30.5~33.5)%Ni-0.005%C & &8 W T, 7 ¥ o lb# |2 X > Tz 5FdE
(face- centered cubic, fcc) DA — AT F A MEMES —E ~VT %A FEREL, X6
7B LR TR L 7 RO NT 5 HTE (body-centered cubic, bee) D~ /LT A | A BESIAL
HTLHZ L TH—ATFA b (fee) ~WERTHZE2@MELTWDS. 272L, 2064
AR TH U B bee-fee WIZSREILMEYLH W AW REIC L o TR N E LT 5~ T v
YA PHAERBIZKLVEITL, STOMMBKITEIILT D, 2D X 57 feebee—feec D—HD
EHET, TOA—AT A MARKICETCT 2814 % “A—ATF A FAEY =" L9,
INETICA—RATFTA FAEY—DAHI=RLE LT, NU T2 MHAEERE (19,2015
PR A — AT A MRS [21, 22] BB STV DAY, Ni O K D 2R [EHR R A 2 &
IZEAR L@ Aa i, A B A EHE 2325110 Lo CTHRELT 2 L SN TV 5.
HAMERERERE X, ~ LT A NERERB X O~ LT A MZEREN & B IC[R U Abdikmm
THAMIEREAZ G & 29720, MR & kAN R — DR T & 72 D A 1 =X 4
Thd.

DFY, V7 BB X OEOZOBEMAIE TA U D fee-bee v /LT YA MNERER
X W bee-fee v /vT VA MHEREEZBAHLIZE LTH, A—8—o U —FICE AL &

NGB TE Ve BN,

1.3.2 — AT F A MERRIC L DK SRR

bee-fecc v /T oA MHERIIv LT — 0 THITHISHT A NN TVA.

5 [26]1% 18%Ni ~ /Lt— 2 ZHillZ 1300°C DIEIRILEE, 4 — 2T A MRk L ks

14



T52LT, MRRIRA—AT A MRREH Lo~ AT oA MEfkE B S
(fee-bee /LT A NAERE) . Z D, A SHE EIREELL EOREMMMEIC X 5 bee-fec W
ZEHE A SN L, RELRRIC RIS BEBIIR E Fs L OVSRIR AR FFIRE ] D S8 - A L 72 (Figure 1-8) .
BESIALFR MR & L < ITERERIRFFOS A, AR LioA— A7 4 MEfkIZIAA—27
A MRLE FRRICHR e dbhI & 72 0, ZAUE bee-fee WEREN~ /LT ¥ A MR REIC
L0 AWENCHEIT Lm0 Th D LM L. — T, miRD L ITERBEREOSEA,
F—=AT A MHRFERER L, RSB L7 LR TWD . fee-bee LT A B
ZHER L W bee-fee /LT A MWZSRERSHAMIERETA US54, MZAHRE & HICRAHE
R & PR S NIIRRBIC TR T VBT 2720, REREEROTHMNEL D, T
NEFERT 272012, TRYMEER /2 EOMRBEE ThH OB FAREERNEE S, 1%
FAREERH T D THIVUTHENL, WEETE THIVUINEE DT RGP BEASND. OF
0, TROORFRMWEPRA—ATFA FOFEEMOBRE ) &0, EmOBEMHIRE 7213 &
WRRFRER CA— A7 4 RS EfES L7z S-S Q.

ZOXI R~ NT oA NERBBI O~ AT A MEERBICHE SN DA — AT
A FERERBRE LRI S 2 LN TENL, BULFLD I TR —/S— A =R DML K72

LA ZfRH TS D TRIEND 5.
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Holding time (m: minutes, h: hours)
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temperature
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Figure 1-8. Microstructure change of austenite as a function of annealing temperature and

holding time on bee-fee martensitic reversion in 18% Ni maraging steel [26].
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1.4 FFm3X D BHIER K OHEER

AFRSC T, BERERRREIZ Bk L7 AR Y o 7 336 L OMEIREE D 2 — 3 —o S —HE )
LG MM LAMEHETICv AT oA FNERBRO I~V T A AR E ZhiZ
i LB 2 iE T 2 2 & THINESGE, mmE L2 RET 2. A—Z7 A Mk
BTSRRI DR 2 & ONTHERRZALIZHE S N2t 2 A L, Sl 22 BVQ PR S 2

BRrd 5. £z, MdFERBLEN O Z O/ A I =X L 2HHAT 5. S oiceRBRbs

I

Wz R LTo @AW T, R RIS TR DO B A B R T 5.

..l

AL 6 DR SN TEY, LUTICEEOBMEIZ O TR D,

%1 BEIARTRL O & LT RalR 7.

% 2 BEXT 7B r LB X OVE D% OBESILIE) G 72 5 BULER & A —/R— A N —Bk
BN LTz, w7 oA AR KO T AVUSHEE U7 iR db 12 0F o MRk b 2 i A
L7z, LT, ZhLOMBEIICZL DY 7 RekEH R A2 MGELT-

55 3 TILTE TR T ERELIEIT  (Electron backscatter diffraction, EBSD) {52k - T, A—
PN UN—EEIC BT D~ VY A FARICHHIE LTRSS O L R A A LT £
BIVIERE RN D, A—AT T A FEFGED A =X LITHONWT, REFBE OB S

(CRRET L7z, SIS, Tdh TR Z ST D BRSO RRIC SV T h B L 7e.

A

BB 4 I A~ NI RIS RIE T VT A N WA REIR E DR
ERAELE. LA T U A MEEREE R A A EDEDL I LIk, A—s—
A 2N —EEI O m AL OV TR EEA L 0D il 72 BL BRI A iR LTz

%5 EIIeBELAWIC X DR oot 2R Lo R E LD, A—s>—o v
N—EEEIC Ti B L OVSI 22U L, BBl L O E 2 Jid L. & L Cess
PRI KIETRBREM OB LB L, @BRLEMIC L Db A T =X N2 A%t
T BRI OIPLN OBLED SRR LT

%6 EIIRBEDORRIZONWTHRIEZIT- 7.
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2.1 Ei

A== LN BRI BN SR B PE DR D © 2 D RS MR O RIS A2 < fil
HENTWS., LLARE, ZA—S—a U ARA—A&13ZEO Ni 2548 L TH Y AHW
(RN Y > 7R AR [1-3]. LU A CTHREMFRMNS Hok U7 AR ARk, (Rv o
FTHH<I00>E LN BET H EREINTND [4,5]. ZDOX I A—/—g R
— B DR o T HRIIRKIEER DB ~DORE RETH 5. ZD72D, Bz Hv
DI0E, BEEHERRIER L 72 B EMERDIREN AR R TH 5.

LG 2 BV CRRYE 3 211X, MEREZIIHERORANRZE T bid. MERIC
LA —ATF A MEGHBOMMNITIX, fec-bec ZLRER, bee-fec WIAREE WV TA— =
THA MEEEEITCT D L LB, MBIV OBLERAZMERSH D, 72721, Zo—H
DORERIIA—ATFTA FAEY = Lo T, mOA—ATF A MifkicE TSN DH Z &
DHESNTWD [6-10]. — 5T, L= —I 0 ZHIICBNT bee-fec /LT A b
EREZIGH LI HE S Tnd [11]. v b=m—2 2 FHilidA v —54 L Ak
WCEZBEONIZEGH Lo T oA MATH Y, bee-fec /LT A MERRA TGS
L2 L TENTEEIC S, DF Y, beefec wAT WA FPWIEREIC L > TARK LT
EEEDIMZGH LA — AT A FEBREAND Z LT, A=A 7 4 — b L REROZIR
ko T~ T U A FafD 2 LN TED. 20 &) e L BVLEE 2 ~ Lo —
v RO RFE R G LIRS, L ZAN, ZOmBEOEN 2SR LI iES
—ATFA FEEREDPORFHREFT 5L, A—A7 74 FOFBRESSAEL, AN
NT YA FOYMMEMET T 20 ThH S (FfEMmEIRAE) . Zo X5 RifEaBig s
MWD Z ENTENE, RA—3—A OB OB Z AR TE DTN H 5.

Z T, ARBETITWMIN T2 LB L LW R =R — o X — 58l Dl R ik g 1A DB
HKAEAME LT, Y7 BB LD feebee v /VT A NERET: BN ZE O OBES
RLBRIZ X % bee-fee v /v T A MIFZERE & ZAUITEEE S U7 G dn L0 O ARk 2L 2

HL. ZLT, INHOMMBENIZ LD Vo 7V ROBENRZBGEELT-.
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2.2 EBHE
2.2.1 HEEH

HERRA I, RS I EA STV D A= — o U N—54 % IV, 37 L5 hE
53 % Table 2-1 (27~ L7, 3UEHE 30 kg KR EIREEMEF 2 O CTHR L, 1723 K £ TR
WLtk Y BB oA AT Z L TIERIL 7. (Figure2-1). 1351728l 5 ¢
6.0 mm x 25 mm O [FEFRER T 2 H L, NETZECH # DIL-402C ZViZsRill Er 4 A C,
RS ZIE LTz, MmENC L > TEU S fee-bee /b T A MEREOBIAAIEFE « M, AUX
211K, T DOH%OBEFAELCTE U D bee-fee /LT A MfiZEREDOBRMGIRE 1 A &K T
B AcmUTZFN TN 733 K £ 853 K ThH o7z, Fig2-11Z/RL7I-L9IiZ, T Y BUHSE
£V 7.0x16 x 125 mm® OB 2RI L7212 (BFE £ $4), WIEEHR (77K) I[TRIEL
3.6ks (REFT D TR Z (T2 (7T EeM). Z0%, 48 ETHD 83K B X
M 1103 K2 T 7.2 ks PR¥F LK T 2 BESIALEE 21T - 72 (873 K, 1103 K B&dliff). DL ED
BULE TR Z Figure2-2 [CE L0 5. 7ok, 7€ lufis X O D% OBEGIALEED & [k

D OB A 7 T A 4T =— VAL L MR 5

2.2.2 FARREIE

FHARBLZ2 1213 OLYMPUS ¢ DP20 SU7FBAMEE OkEf) 2 vz, BEIEUEHT Fig.2-1 12
ARTBESM EERT HHE AR L, =AU —H#0 7 H#1200 £ TRAME L O A
YE U RN TR & 8Eim AL B 7%, ~— 7 WR (CuzS04+5H20 : HCL: HoO
=10g:50ml: 50ml) IZ TR L7z, £iBtOEERESRIRIE, 15 6 U7 bBHH Rkt

LC, JISGOSS1 ICHE U 7= RFEE A AT 5 2 & THIE L7-.

223 7 e{EiTElE

BEEFLRR S O X 7 v T OMIEIE, HAE T IXA-8100 E1fi~A 27 a7 74 % —

(Electron Probe Micro Analyzer, EPMA) % F\ 7=, SEEERERRA & REEOFEHZ R LC,
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L 15 kV CHIEMKE 2.0 um & LT, X 2.0 mm (2% L T2 L, NiBX

W Co RESHTZAToT-.

224 ¥V T RAE

YR 2 R RO D IHRIEIC Ko TRHIER AT o 7. Yo 7l 7.0
16 x 125 mm® (Z Fig.2-1 OEFRREI G IR - 7o R FH AR 23642 S8, /NIl
BAvn 2 a—F12C 1L RERAES L H2) 2HE L. Fonzi Lo Frioic

YO UREZRHE L [12].

Ly M\
E=0.9467 x (—) x (—) x )
h w

ZIZTL, h, wBIOMITIEBRFORS, EX, BBLOEEL T

2.2.5 fEdR 5 ACARAT

EOHMIE, XBEPTE (XRD) IZX > TIMl L7z, #EM O HLEN S 16X 25% 3.0
mm® O/NFERBRA A0 L, Fig2-1 OBGRREIE BT DI LT, JEERlE & [
FROBEEIN T, MR — A % ) — VIR L0 EBRTE 4 90 L, X SR OER
& LTz XMRIEIHTEEE T CoK, 2 #H & 9% RIGAKU #4 RINT-2500H %/ L, 30kV-100
mA OGMT 20 % 45~130 deg. OHIPAIZ THHEEFIZ 31T DGR 21TV, Bl

(KOS TR & LT,
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Table 2-1. Chemical composition of a super invar alloy used in this study (mass%).

Si

Ni

Co

Fe

0.008

0.12

0.27

0.004

0.003

31.98

5.70

Bal.
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50 mm

180 mm \

120 mm

4—— microstructural observation

R 30 <«¢---p XRD and Young’s modulus measurement

Figure 2-1. The position of plate specimen cut from a cast steel with Y-shape.
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Subzero Annealing

1103 K-7.2 ks

873 K-7.2 ks

Temperature

Water Quench

bcee+fee
77K-3.6 ks

fec ‘ Time

Figure 2-2. Cryo-annealing process to stimulate martensitic transformation and subsequent

martensitic reversion.
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23 ERFERLEBE
231 X7 TR Le Ry —la~w T U9 A NERE

Figure2-3 1%, (a) #5EE EFM LN (b) Y7 B e OB EZ =T, @iRED Ni
oA LTEARSETIE, BERICER SN —AT A MENEIRE CERFT 57120,
PR E EM (2) T, MESRIAAIR TR TE 21Z EHRRA—AT 4 MERSHARK
W LTz, —FHT, 78 (b) T, M AU TETHEISNTRER, A—27F
A NO—ER~ LT oA NEREL, LY Aw AT WA b (o) EREREA—2ATFA
b (yun) ORGHMEZ R L TWD. K0 AT OB ZSR R U CEfg T 217 - 7=
LA, wT YA FOERFEERITH 10% ThH o 72Dy, ZDONMITRHENTH L. — KAy
WL A2 VT oA ML, O DDA —RATF A MRLOEEN B~ E K2 —k T L —
PR L2, 2RO D—R7T L— FOMZED 5 19 Il 72 IR 7 L — FA33EET
% [13]. EZ2AN, ¥ 7k b) OV A< T ¥ A FEF—AFTF A MR DR
JGE Ay F LIz 2 A (Fig.2-3(c), A—AT A MR XEEfRICL v X~ vT 4
A FBFEZELTWNWDLZ LD, UL, SFEEBRICEWTHET LI 7 e fmEthr~ L
TrYA NERBICREREELHZ2 52 L E2RBT 5720, EPMA IZ X 55080 %17
o 7-. Figure2-4 1%, X VIRFIFANOLOBE LI L U A~ T oA N ERERES—AT
FA D () SRR L BHEMRITIZ L D (b) M i7e HONT (¢) Ni DB ORE
REmd. ok, BN (o) OMWEEE, (b) OBKENZ—EL, REERI—ATF A
FEBLOL Y A~ T ¥ A MTHIST D EM A (b) ERCDOETERLTVS.
Ly X2 T oA MINZ LTAER L, £ORMZH 9 L 5 IS BRORERES— 2T
FTA RPFEL TV DT DIBIETE, ZHUTEBEERIZE > THELTET V RI74 Mok
HLIzbDTHDENZD (a,b). ST OB NiREL, STk L TRE < £k,
B EZ 30~34%Ni OFIFATI 7 vufftif LT % (¢). £L T, REEAS—AT T A b
Ni JBEITE L > TEY, I 7Tz k> TR L7 Ni ZRFTINIC My SRZ2 KT &t

HTET, A—ATFTA M LENSHIZEHRTE L. LU AT oA b RERE
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F—RATFA NRETOA—ATFT A SO NREIERT DL, 327%Ni LLETHY,
M,z TTKUTETIRTESEAI121E, ZOBRED NI BIEALETHILEEZDLND.

2B, CoDI 7 it s A CHER SN~ T-.
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Figure 2-3. Optical microstructure of (a) as-cast and (b) subzero-treated materials.
Schematic illustration (c) showing the distributions of lenticular martensite and

prior austenite grain boundaries (PAGBs).
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Figure 2-4. Ni concentration profile in (a) microstructure of subzero-treated material.

Analyzed line (c) corresponds to the black arrow shown in (b) phase map.
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232 F—RT T A MERIZRIE I BEMIR E D

Figure 2-5 (%, (a) 873K B LN (b) 1103 K BEdfikS D B A~ 7. BESIIREE & Ae 5
LRI 2 2 L TH 7B BIZ L > TR LB TO L o XAv)b T U A NI
— AT A MIWAEREL, MO —27 A NEMMARE 70D, EE, XBREHTH, W
RELE b A—AT A NEMHTH L Z LR SN, 72720, & ORISR &
STREL B D, 83K BEHM (2) 1F, BERAITRLIZA—RAT A MRFUT DT T
bV, HEEFE EM (Fig. 2-3(a) IZHEL LT R 2 A—RAT T4 MlfkE R LT\, oF
D, fee-bee w/VT A RERRZR B NI E DB D bee-fee /LT A MIARRIZ L » T
MR A=A T F A MERGEMEEDBE TSN Z LN D, L LR s, £ Ok
W20, WERERICHFEEL TV Ly A< LT ¥ A FOEBIABIHISH S, Krauss [6]1%
Fe-(30.5~33.5)%Ni-0.005%C &4:1Z8W\ T bee-fec ~ /LT ¥4 FMFEENHEI LTI-5A,
~VT A B OJER (ghostimage) WMERKT S Z L2 WHEL TS, £L T, HixlL
F—=2TFA MEFKOHF T, Lo XA~ T YA N OEBAHER SNSRI ONT, i
BReA—AT F A NHIZIIZROBMINER SN TEY, ZOREEDOIBAIC K > TRE
Hed— AT A FEBRORRENRLD Z LE2ERHLTND [6,14-16]. =D —J57T 1103
K JEsliks (b) TiX, 873K BEHM (a) THER S NIHIKARA—AT A MaiZBlH &
P, A—RATF A FRMEHIE LTS 2 &, 72 ghost image MFEARICTHIRLTVD D L
Wb, DFED, VT oA MEERBIC L > TBR LTICA—AT F A FOFESGEIC
S THAET 2 Z ENBENER ST,

PG AL 2 BEE) ) & LCTAHEL D720, A7 mt BT 5 Hftamit, REEBA—X
ThA N (BROERAEE) S WEREA— AT A~ (@OERAEE) OBRTELL L
R HID. £ T TR HIBRE CTd 5 IR 973 K T 7.2 ks BESIALEE 21T - o3kt &
B LI- L 2% (Figure2-6), HIHIFRSMRIS — M CHERR S, BRHEITTR L FIAICHK
BLTWAEETR b5, ZOREIICIE ghost image 23 HLlRNZ < FAEL TR, W

BREA— AT T A b~ TR EIT LI LR SN 5.
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LEDOfERAE G LI, 794 F T =— )VIBLIZ L D A —— A U R—Ffl D A — 2T F
A F RS T 0 X RIS Figure 2-7 12 % & 5. GG ITHERNLER B 0 75 & B Eh /)

ELTHEITT D720, WAL E TH D RERA—AT T A b ERmWIBRAEE TH 5l

S

BRA— AT T A S OB B ERESRLOBAERY A M &2 5. 27 vfFfriciZR Lz L
R NT YA NORE 23T ERE A — AT A b REREA— AT F A MR
DBEE NI L7280, B RESE2EERR LR EEFEXLND. ZOF
FERD A=A LZONWTIE3IE TR LS WG T 5.

F—ATF A MR T R R LD~ 7 m R (LD —flL LT, (a) $FEE EM
BEO (b) 1103 K BEHA 2 I 1T 2580 A 2RO LEEME 2 Figure 2-8 (2779, EEFE w2
(ZH o TR LI R A— 2T T MEREHMMR () 13, ABEKERToERI2L-T
WO E—To A — AT F A Mk (b) &7D 2 ERMHERTE 5. ENLNDFERE R
RIERIE, 1670 ym BE V101l um TH Y, K7 o R IBEUEEEELEEET, FT—AT

T A FRIEEE VI0LLFICTE AIEFITHARMLIETH D EiEmOITH I LN TED.
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Figure 2-5. Optical images of austenitic structure in (a) 873 K and (b) 1103 K annealed

materials.
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Figure 2-7. Schematic illustration showing microstructure evolution through cryo-
annealing process, which is consisting of subzero treatment and subsequent

annealing.
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Figure 2-8. Macroscopic optical microstructure of austenite in (a) as-cast and (b) 1103 K

annealed materials.
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Figure 2-9 |3 X #AEIHTCHIE L7z (a) #i&EE E£H, (b) 1103 K Fedlitfs L (o) #4EN
D X FET 0T 7 A F LR DEL M Z~T. 7ok, #ililamn (o) 1L 1473 KIZT
EARIBIE A 3 /XA TENE LI D 26 94% & L7212, 1103 K TT72 ks fREFLAKA L2
DTHD. MRLIREMEEZ AT 28EE M (a) 1%, BAZFERQ00)E A MM R
iz, & ZAM 1103 K BEsAT (b) X, (200)LI4MZ B (111), (22003 11)AV < Bl S,
BRI E A —AT A FORER TN EMI LI NI LB CE 5. £, ZORE&E)
Aok, BMINTA, SRS X o TR SNk AL (o) IZEELTWnWD Z &R
Ohb.

Figure 2-10 (X, A —/S—A U N—ERD Y o 7RI KT 7 8 v LB 1% 0O Edfi iR L
DFEL T, WO DI, $hiEE M, BMAOY o 7R A2 0HEL L2, (200)BL M 2358
WERIEE M DY 7 EIT 118 GPa LD TR, Ap sl LW REA — 2T F 1 N HF
TET DIRER E TEOMRNY & Z3IFTHERF S LD A3, £9 950K LA BTV v 7 T aicik
#9 5. Fig. 2-6 TRL7EE 912973 K TlEifssh OISR A BIER STl Y, ik
B XD FE RN OB A E 572 Z L IxET 5. T O%ERRESE T TS 1103 K
LIEE722D L 134GPa DEWWY VY RAMFFT 2. DFD, Hihe %, S 57R25HEN
IELE O EFII RSSO KL < b OO, fEfR TN T ROBALBN/ N E N &3
ML WAL [A1IX, MDA — /A OB FRL, 20T VRO
PARTFMEZFAE LRGSR, <111>0<110>12 T, <100>IZFd A L7281 Y o 73R
&<, 58GPafFREICE T T2 LML TWD (Fig2-10). ©F 0, i EHMICHD
D, ¥ ZREMEOQOEGHARD, FRfdLICZ X VEHEINIZRER, A—/"—a 13—
DY o T EPYETED NPT LN ST, FRERMAE T LRER o7
RIL, EEASICITVME L > TBY, AT AN THRZRY v/ RgELETHD Z
EBNDBND.

Figure 2-11 [IARE T (Tkg) OMIZ, KD A — — o L = kT 5 7 T A
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Figure 2-9. XRD profiles and orientation index by XRD analysis in (a) as-cast, (b) 1103 K

annealed and (c) forged materials.
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Figure 2-10. Change in Young’s modulus of super invar cast steel as a function of
annealing temperature after subzero treatment. In addition, Young’s modulus

in three principal orientation of single crystals (SC) of super invar alloy [4].
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Figure 2-11. Changes in Young’s modulus after cryo-annealing process in sizes of super

invar cast steel products.
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31 HE

I IAFTT =— VB AR LTz A= — A =R, v V7 YA RiZERER K
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EHR LTV, DE D, Al Shiioii(l & a5 (M 238 < FERE A 7 = X B3R
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3.2 ERFE
321 R B JUBLE

LA 1T Table 3-1 [ZR AR D R — X — A L R_R—58 % LTz, 30BHE 30kg HZ4EE
fiR)F 2 FCIafiE L, /Mo Y BB i o b ALIC#EiATe = & CIERL L 7= (Figure3-1). 1%
BT EEBBL O FFLE D B B TAZ & > T ¢ 3.0mm x 10 mm @ FFERRER T 2 B L 7-.
R L 72 AR R O IS BAE T 2 AR > REBE L, & LB T Formaster F-2 48
RESE R A2 L, Figure3-2 (2R L7z BV A 1T o 7. PR ITRIAE R T A
IZTO3K ETHAHAIL, 18ks RFFT DV 7 ¥l %47\, i) T 10 K/s T 873 K~1173
K Offix DIREE (Ta) £TMEL, BIEERERGERZRE HIZ 30K/s TH RAMENZATVBEHIL
e Lz, 2B, FAREOFNTERBRAEZIToTc L 25, WANZE>TAEL D M RIT
243K, EDOHRDOBEMMIETHET D 4 B LA FITENZEN 61TK BL670K Th -

7.

322 HMRBBIER I ORSEFAHIE

FARRBLZ21 JEOL 1 JSM-7001F FES ik (A= A 75 7- B SE  (Field emission type scanning
electron microscopy, FE-SEM) % Fi\ 7=. FE-SEM (2 X ¥ 1% 535 EBSD [} % TSL # OIM-
Analysis (Orientation Imaging Microscopy-Analysis) (2 & Y fi#dr9-2 2 & T 70 2 HE
U7z, FEfkES & OWE S AL EFUEH T Formaster BRI CRl 2 O ZLER L 72 FIAERER D
HLER A M E G mc okt U (Fig. 3-1), Sl 42— A U —#RIZ TH2000 £ TR,
avuAf R DEHNT 1.2 ks WHE L. WHEEIC K DN TAEE ZRET 572012 4%
HCIO4 + 19% C3Hs(OH)s + 77% C.HsOH ¥t & FIvNC, 25 V CEMIEZ1T>7-. EBSD
PIEIIEEE 20 kY, VEBIFERE 15 mm CHEME L, step 1 RITBILEMEHE 250 5, 200 £i7
BXOT00 5224 0.7 um, 1.5 pm BE 02 um & L7z, FERERIE, 1 FEDO XRD
OWPEF AR T B 7N Lo 0% (Inverse Pole Figure, IPF) ~ > 7, % T

M~ > 778 LORESRINIZ 381 DAEE OWE A & £ OITHE U7 HITE s O 5 G L% %
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7¢7 Kernel Average Misorientation (KAM) ~ v 7% /r L7z, 2 ZC, KAM fH & B %
WIXFHBEBAR Y B D728, KAM BIZ L > CTHfrBELZFM L=, F7-, I3 kiR
BESH N S 855 S Barndon JEYE [6]121E - T<111>% [ml#isdh, 60° O[aliEfA FAEEIL 8.7 )

LEFR L.
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Table 3-1. Chemical composition of a super invar alloy used in this study (mass%).

Si

Ni

Co

Fe

0.008

0.17

0.17

0.005

0.001

31.76

4.77

Bal.
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Figure 3-1. The position of cylindrical specimen cut from a cast steel with Y-shape.
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Temperature

Annealing
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Subzero
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Figure 3-2. Heat treatment route to stimulate martensitic transformation and subsequent

martensitic reversion in super invar cast steel.
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Figure3-3 1% (a,c) $FEE EMB LV (b,d) 7 EBMOD fecc & bee D IPF ~ v 7B &
O~ VT oA b GR) EA—ZATF A b (k) TRLIEMH~ Yy 72rd. 612, £h
ENOE v —AWEL LA —AT F A MEREER (Va) bOfL L. 22k, 15° DL b
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e) fce-IPF <~ v 7B IO () KAM ~ v 7 TRr7. 2B, Mivy 7B\ T, 15250 &
WHNZE T 2 KRR I LV E3 eIt 4 H 948 K OURER TRT. 7B e
TR LTZ L AT oA M, 0% Arm. (670K) LLEDIRE DBEFALEIC X -
THUOA—AT A MIWEREL, 4—AT T MMM S 72 5. 873 K bl (a)
I, P& E EM (Fig. 3-3 (@) ERUZMAKRA—AT A MAfkEZA LTS, 2721,
ZOMET EAF LTS, — 5T, KAME () (34 —A27 T4 b T oMb L THb,
B KAM EOSEIKIT Y 7B a ek 5 Lo X<w 7 %A hosgA & xhis LT 5
ZENDLMND. INLORER, VX T oA RO WERRE LA — AT A NI
PRI~ VT oA NERBIC K o CHARR LT SRS D, WiZERENS T AWIARE T4

C7ea, WERLIEA—AT A MIF—ATFA M AEY —XoTIHA—ATF A b
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TV, INEEETDEHEES—ATFTA L () EREEA—ATFA b (yuw) X
[F CAES AL TH-TH, KAMEDZEIZE > TRBIT D2 ENAREL 2D, &I, &
WKAMET®H D yrev IZIEH LT, 1023K 205 1123 K OIREFFAIZI T D fec-IPF ~ v 7
(b-d) & KAM ~ > 7 (gi) T 5L, BWRHITRT LI, IBA—ATF A ML
S(BERRD) DRV H LI X - TERWD KAMAE TH 28T LWRESRRLNZ AL S 7, BeR o%z
REFRLOOKE L TNDZ LMD, SHIZ LT3 K BEHMM (e,j) TiE, BIZLE
L TRV KAM 5% 78 U, SRS 02 A LTZ il 724 — A7 F 4 MRS &
N, O OMBBIEDORERDI D, Yu BED yrew DO DMKRI2A— AT F 1 MEKK
(X, VR OBEMLERIC B\ TR AE L D LRSI D 2 &N TESH. DFED,
BEE oS AR L 2 b 72 O TR ST, AT oA PETRICEER S LD L EfE TR
%. M&x T, Nakada & [7,8[IZ~ /T A NHERET, v VT ¥ A FEREREA—A
TFA R EDOFHEIZEBNT, JLDOA—AT F A MIxt U THEEBRDO A — AT F A MRIA
DTNIAERT D EWME LT, L LARRD, ZOMRICEB W THERERE b o 72fidh
BUXIE LA LB SR 2Tz, 2O X ) B A— AT F A MRIBSEEAER LI E LT,

R E DM DOIDICHET 2 Z LiIdTERneEZ 6N,
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Figure 3-3. IPF and phase maps of (a, ¢) as-cast and (b, d) subzero-treated materials.
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Figure 3-4. IPF and KAM maps of annealed materials. Annealing temperature is (a, f) 873
K, (b, g) 1023 K, (¢, h) 1073 K, (d, i) 1123 K, and (e, j) 1173 K.
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A== N ORE R L A B A — AT A MR O A = A L E
fE D720, A—=AT T A N O T B TS5 1123 K BESIATIZ 1
B INNBZEREF T (a) fee-IPF ~ v 7B LT (b) KAM ~ v 7% Figure 3-5 (27”777 72
B, 15°LL EOFETH 5 KARRE LN E3 BEBSER % IPF ~ v 7 Tl BB LOHER,
KAM ¥ v 7 CTIEAB L OFRBRTENZIURT. KAM <y~ (b) 75, yuu 3 L yre D
5D EAMBIICEOBEIR CHEFF SN TH D Z EB3b0s. — T, BN E
HLEFBRA—ATTA N () BUZIAA—ZATFA MRRDD, yun B E D yrew D
ERARICIA > THRE LTS, AT, yex ORI FALITRCER O SO 7 A BEE L 72 1H
F—=ATFA MRINOGHEAL TS, T80, yuuBEDY yrow DINHRDA—AT T A
MARRIZIEA— AT F A MRIRO SV T Ko THEERT D EfEmSTons.
—RANT ST TSR E OZ A BEE ) & L, BEF O RARLROBEIC LY
U D [8-11]. T Z CHANLEE DA BRE) ) & LT-RIABENZ DUV CTE %29 5. Figure 3-
6 I Fig. 3-5 T OMUABIZHIET 2ILKK D (a) IPF vy 7BLD (b)) KAM ~ v 747k
T YrexlE, Yunt & Ve MORD A —AT A MAKZEREL, £ L TRERMMROBE
REZRT 5. ZOMEFHEIZR b D REZ2MMNERITHES A — AT A Ok
NN AE] —Th D Z L AR L TW5. Z OJRAT 7 sl E O 2L DR R %
LT D72, fhifhds K OMER O s St 2 i+ 2 BRHN A B X O'B (Fig. 3-6)
\ZIR > T2 T 1 7 7 A )% Figure 3-7 \Z+d . MO RERE 28] 5 HhiE 7 0 7
7 A (B, B 1L, REREORE T, ZOBEIRNOINZE 40 DEITE HIT/HI 0.
— I TIOER R E ORTST D 40 (A, #R#E) TiE, 480°& MR (0.97° ) LV K& WE
EART . Yrov DS Yum L TRV EE TH DL EEET DL, Yrox DIRRITERNL
FEDFEN, T2 B OBREY D3R Z U oy (ITEBSEANICHETT L, ZOREE, KEWM
MO EREAERT D EWZ D, £72, Fig3-6 DAKRHITRT L IIC, KE<EELE

Yrex DPERTIIINSL L 72BN SN D . Z ORSERLIIBE SNIeA— AT FA F &
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Figure 3-5. The result of wide range orientation analysis, (a) fcc-IPF map and (b) KAM

map, showing the bulging recrystallization in 1123 K annealed materials.
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Figure 3-6. Magnified image showing the growth behavior of recrystallized austenite,

which corresponds to the square surrounded by white line in Fig.3-5.
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Figure 3-7. Misorientation profile along arrows A (red) and B (black) in Fig. 3-6, which

correspond to convex and concave parts of the growing interface, respectively.
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3.3.3  FHAEARICHE O BESLI G DTZEL

A== U= DA — AT T A FERGEITIAA— AT A MRLR OV 7
Ko THEITTHZERHLNERST. L LR D, NV U 72 KD B S HEAS
e R IR DFE S TAL2 5 S fE 72, DA — AT T4 MIFR T OZE LA E
CZEMTERY. LENST, BRI DA—AT A MO T EHE LI, fill
DAN=ALZE > THERSNDMENH S, 2T Fig.3-4, 3-5BLU3-6 1B HH
FEERLICIER T2 &, BEMUNSER DN BB E THEL TWDH 2 ENbh b, WRmEE &4
J@ K Ba= /¥ — (SFE) |3AHBERIMR3H Y, SFE 2 &< 35 Ni 4L 8ICEH LicA—
AT T A BT, @EE OB OFEE —fRI7RE 2 LRI L TW5. Olson
& Cohen [12]1% fec 7B A F B ML (hep) DX 7 AT KX —Z1L (4G feeher) 7
5 foc @ SFE % RAES 5 7o OIZIRONE L LT
SFE =2p, (4G 7P 4 pswiny 4 25 (1)
ZIT, pa, B BEO oL, BALERSH Y OFAETR LIZ(1He B TH DS -
L, hep MBI L > TEL DBV HBTZY OOFT HEFF =B LD fechep Bh
B OR M TAH VK —%& . Table 3-1 DL & Thermo-Cale. THEHL L 72 4G e her =
1680 J/mol B & W o = 16 mi/m? [13]12 AT 5 Z & T, AFEMDOR——o 2 R—5H&
(TFIR T 133 mI/m? &RV SFE Th D E RS 2 2 L3 T& 5. ZZTEN 0
Jimol EE L7=. ZhE, fec HHEHCIRD hep VT A~ ~DZEREIHI BRI TIT,
VT A NERRITHE D B O AR R L X — OB EE TE DIEEAESNEDHT
HD [14]. 25O THE ST SFE 134 o —A4THE S 7-E (122 mI/m?) [15]
LIFEET D, 2FED, mNIiA—AT A MA@ TIEIREOERITE LW ENZ D,
FEERICHRE E EM OB T 2 W RITIT L A LB SN0 o7 (Fig.3-4(a). ZThb%
EETDH L, EEEOBEMMNGI AN Y Y T EREROBERO O TH D LTRREND.
Figure 3-8 (X 1123 KBESIAS DL 7 LTl A — AT T4 MEREIZEIT 5 (a)

IPF~ v 7BXO (b)) KAM ~ v 7% 9. 2B, 15°U EO TN ETH D KARALB L)

60
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2 Yrev (SRR U, iR O RCR S 2 AR L TV D — 5 TRESIR S ICIER 975 &,
FRAITTRT L5108, MROMEERE TR SRS 5. —MHINT AR 5 E T OB
IR OREE T growth accident T /L [16IC L » Tt T& 5. ZoEF vz g,
MAEBER O A BT OB B 2355 <, MO RIS S < O T- KIS £ 5 &M T4
C%. 2FY, v NEWIREETHDHZ EEBETHE, RAKRTHDMEBD Yrex /
Yrev IR ST 23S W38 DS 201 /& U, BESA G DTEA 2 RN AR E S B 7o L E T & 5.
Figure3-9 |3~ /L7 %A MFERBICHE SN A—AT 4 MfMRIC L Dk &
OSEERTN D ZEAL RN E L DD A— AT T A - ERES IS EE =L RE L L,
KRAKSKOBINZ L > TELD. T70bb, WEERA—AT A b/ REES—AT T A
FMERTHD Z LIZMA T, BA—=AT T A MR E —ET HA0E T/ VY 7 IS GE D
BT D, ZO%, BRARLIIERE) ) O R Z WA — AT F A MEEIZ 2> TR
FICHET 2. SHIT, BEHEORE WEERmE OB T, BRI BEHINE A
BT 5. fERE LT, 2D T EREEIC A D BERON SIS A — A7 A MR

Lt TN 28 LR O D 2 LN TE D,
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Figure 3-8. (a) IPF and (b) KAM maps showing bulging of prior austenite grain boundaries

accompanied with the formation of annealing twins.
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Figure 3-9. The schematic illustration of bulging recrystallization accompanied with

formation of annealing twins.
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WY v T RELET DD, 7V IAF T =— VI ZEH L7z [2]. IMZ T3 =
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67



42 ERFE

4.2.1 HERH

A IZIE Table 4-1 lIIRIALEMR A HF T 5 A —"—A =Bz Fniz. BUEHT
1000 kg K& B R AF 2 VN CEsfi# L, Figure 4-1 127K L7z 400 x 400 x 150 mm® D)
BN $RiATe Z & TSR AR L7z, Zeds, SRS HIIT R EOXRMRAE L DD &<
D, @240 mm x 240 mm 155 A2 BHELHOENCERE L7z (Fig. 4-1(a)) . S O6N728HBE LD ¢
6.0 mm x 25 mm O [IAEFER 2 £ 8 L, NETZECH % DIL-402C 2\l E R &M% VT4
BAANELIZE ZA, Mo, AmBIO A RIZZENZ1 224 K, 741 KB L TV860 K
Th-olo. MMRBLEE, 51N, Vo 7 SHE OB ITHBE P OE Ol 25 mm O FEEk
FOEILT: (Fig.4-1(b)). B0 HL7aBRA 13, MRERITRIESELZ LI12LY 77K
2T 3.6ks DY 7B LB ZITV, £ D%, 873K~1473K Offix DIREIZT 7.2ks fREFT
RSV 2 i L 724, KBTS D2 TA AT =— VB E Ei Lz, £ LT, %ikd+ 5L
I, —EBOREHIXI LT 2 HDY FA 4T =— VB ETHI X TNV FAFT =—)b
R HE L7- (Figure4-2). 1[EIAB IO 2EBIEDY T A 47 =—/VABIZI51T 2 BedliaL

PR IX, ZNEFN T1=873K~1473K, T»=873K~1023K & L7-.

4.2.2 MBBIR

FHARBIZ22 13 OLYMPUS # DP20 e Biisds L) % v, SEEUEHT Fig. 4-1(a)
R OIS AT A2, = A U —#k#80 7> H#1200 £ TRAMEBL LY A PEU R
N TR TR A B B e %, ~— 7 LK (CuzS04+5H20 : HCL : H,0=10g :
50 ml : 50 ml) ([CCHER L. £l o R RAIT, 5 b7 e BEmMICx LT,
JISGOSS1 ICHE U 7 sRAIEA W2 2 & THIE L7z, 7 EnlBgko~L7 %A b

(RSB RART 12 &~ TR L 72
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4.2.3 5IERBR
FlERBRITA A b e BT R (EEEERTER AG-X) W T, SR THIHO
P HHE 1.67x 103 s TIT o 72, 3BT OFIRIL Fig. 4-1(e)\ 2R & 9 1A THEBIATRE 2.0

x 10 x 25 mm’ OFCRFAER & U, REEISRE SRS S B EGET 2 2 & 2 s L.

424 Yo T RAE
Y 7 EHRENL 7.0 x 16 x125 mm?® OB 2 O CTMNPRlgRR A r X a =72 T

IRABEMET 5 Z & TRHli L7z,

4.2.5 BIRHIE

BZBEIE X ¢ 6.0 mm x 25 mm O FIHEER 2 H T, NETZECH # DIL-402C #\i
W EREIZ T 273 K~342 K ORFEFPAIC THIE L, 291 K~301 K O F-HEEIRRE TR L
7o F72, MoAGEIX 273 K05 143 K ETHAIL, ~ T A MEREIC K D IAREAE

B BRE LTz,

69



Table 4-1. Chemical composition of a super invar cast steel used in this study (mass%).

0.017 | 0.10 0.23 | 0.005 | 0.003 | 31.88 | 5.14 Bal.
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Figure 4-1. Schematic illustration showing the position and the shape of tensile test piece

cut from a cast material.
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Temperature

Ist C. A. 2nd C. A.

T, K-7.2 ks
Ist cryo 1st anneal i 2nd cryo 2nd anneal
77 K-3.6 ks L 77 K-3.6 ks

Figure 4-2. Heat treatment route of cryo-annealing process (C.A.) applied for super invar

cast steel.
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DL THESL L 7230 OB MR 2~ 3. B £4 () ITHORZRBEEHEMR A L, &
KHICRT X O ICBERBEN ORI DT NI LIMEEL RV, 2L T, 7Bkt
(b) TIE, NiREOEWT Y RT7A4 MaoT [1], Ly AvATo¥A R (o) 28 87%
DRFERTHER L, REEA—ATFA R () & OB EZ T 5. 873K BEdlbf
() TiX, B EEM (a) ELFEBROMKRARA =T F A MHEEETT L, ZORENIZIL
ghost image [5-7)3fERR T X 5. 2D OMRBRAVRHSIE, FERVEMER < L7 %1 R TR
T~ T o BRI K o TREG LD AT ZEALDNE U D FER, yune & F— 507
Lz LOOmEEOIN 2GR LICHERERA—AT T A b (yeo) BDIET D Z & &R
LTW5. 7705, ARE ETIE, Yev & yu OEAE TSI KRA— T T A
MEFEDSTER S D Z 3D, £DO—I5T, 93K EEHIA (d) TiE, BAREITRT
E 1T yrev & yume DENLEEZETRIK LA — AT A MEERPELD Z ERHER IR
7o, TORER, BESLIEE N S HITEW 1103 K BESES (e) (ZHUW T, ghostimage (3584212
HEL, HEERA—ATFTA b (yro) MEREDSBUEIRATEIE Sh, ZOVEIRAIT 24.9
um E TS 2. S HICE < OBESPEE DR S, Mmoo RE<HFS L
TVHENZD 8. 2L T, SHITHEMIBEZLZ 473K £ TERSELZ LT, Fihile A
— AT FA MR S, EERIEIT 1529 um £ TRIRE TS (). UL EoORERE%2
£V, RERMIZHB T 24 =27 F A FOFERBBIEE R 3 LU TIRE RIE, i

F 950K & 1050K FRETHDH Z ENHLMNT - 7-. LIKETIE, 873K, 1103K, 1473

\

K BESIR 2 W28 RERS, OHIFRRGARES, MURFERGGAHS SRR L, 206 &l T okt

ZIHT 5.
Figure 4-4 [IHFE £ E4, V7B oMITINA T, WEREM, WO, HOCERS S

M OB — O T AR ERT. LAV T oY A NeEFT A 7B akit, 4—
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AT FA NHEATH HMOFEL & i LT, Mo TEWIRE L ARVIEE A R e 95, —
FHT, A—AT A MMM E AT MO 4 3EHTH, ZOIE— O ARk E
KR 5. WEREMIT 500 MPa ZEB 2 HIEFITEWVEIRBEZA L TR, WAEEA—
AT FA SDOGEBA—AT T A MEOEREIZAHZTH D 2 & 03 BfiR T & % . Nakada
BIE, 2D & D e O B IR AL A REA — AT A N RO @A R
5 L WiE L, WARRA— AT I A MERR & T OMMBOER KA LMD EF
5T EERPGMMTLTND [9]. ZAUTK LT, B SA 3 L ORI B/ S 1A%
— R TR ERBERT A2 RLTEBY, BRIV ZHET L LRI ND. -
2L, EHEL0HMMM b, BiEE EMICTHERTHSICEWVIREZ R L TEY, Hfimic

K D REARII LIRIE A BB < Z L AVRR SR D.

SIERBRIC L > CTEHME L 72 (¢) 02%IM 12z <, (a) BUERERLE (b) Yo 7/ RIK
ET 7 TAF T =— VAT B BESIRE OB % Figured-5 ICE LD 5. 7ok, g
ELT, BRESEM LY TR OT =2 LHFRL L TRV, Mk L OXtIS 2 BT 5
7o, An, RRBEIDPRAZEWHRTRL TS, £, BUZIESR (a) ICEHTH &, becHH
THDHL VAT YA Maegieh 7B ap LAt o ToORENL 5.0 x 107K LLT D4
O TEWBIZIERZ R L TEY, A—AT7 A NEETHIL, A—/3—A 2 X—5F80D
R C o IR IRRHEDHERF SVD Z & 30D, Y 73 (b) 1 Ap B B TR
HDD, RS Ry MO TRIBICEEE S 4, 1050K DIETIXIZIFE—E L roTz. Zaud
PR IT o CHRREREARIC T2 L 72<100>SR AfARkDs, Kk A ALk L7z 2 LI d
%5 [2]. OV THEE IR, 0.2%0 711E 950K F TEVVEZE R 72, BES
D LA - THIIR T2, ZOMER T, FRisIC & o THRPRERE TP R
ENDHOD, T OREERMALIRL BT A EA— AT 1 h P OERAIR{L R T
INENWZ EARLTEY, YWEARA—AT T4 FOHERL L NIHEEA—AT A4 D
IR Ko CHRENEHIIK T L2 b D L HfETX 5.

INDDFRNG, WEREA— AT T A & THERGERE & 92 @i e iR A TR S
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JEPYE LR T, R E LR AER TE RN LR LN Rode. T
bbb, 1EDT TA 4T =— VB Ty v 7R E RO RIFFSGEILER T Ao L
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Figure 4-3. Optical micrographs showing microstructural evolution during cryo-annealing
process. (a) as-cast, (b) subzero-treated and cryo-annealed materials, which
were annealed at (¢) 873 K, (d) 973 K, (e) 1103 K and (f) 1473 K.
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Figure 4-4. Nominal stress-strain curve of as-cast, subzero-treated and cryo-annealed
materials. Cryo-annealed materials were annealed at 73 = 873 K, 1103 K and
1473 K, reversed, fine-recrystallized and coarse-recrystallized materials,

respectively.

77



(an)
(]
T T T T T T T T T 5
. y—
()
" (]
4
—
(@)
|- o
on
—
. ~
o
0 p—2
L m m
—
. :
)
% Q.
i = &
— 8
............................. -
o .8
= 0 p—
S §
(e
||||||||||||||||||||||||||||| (e
<
()
- ()
- (@)
(0]
L - {1t 1 é&
%
B [ | F o~ B HH 1 2 &
= = o) 2,
p—a p— p—a /.,m«
1 1 1 1 1 1 1 1 1 mu
o0 O <t (@\] S O (e} (e} o O (e} (e} (e} (e}
o< on (@\| — 00 <t O O (@\
— — — - N on on (@\] (@]
(- 6-01 x) 4L (edo) snnpowr s, 3unox  (BJJA) ssams Jooid o470

Figure 4-5. Changes in (a) coefficient of thermal expansion (CTE), (b) Young’s modulus

and (c) 0.2% proof stress of super invar cast steel as a function of annealing

temperature of cryo-annealing process.
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432 AT UV A MEBERIZRIETA—RAT A MEBRORE
Figure4-6 |%, 7 7 A 47 =— VILEL L > CTA—AT F A ML 7257 (a) WEREM

(11=873K), (b) MMMt (M1=1103K) BLV (c) HLRHEMSEM (T1=1473K)
WZxt L, BT 7B e U A S L 72 O LBk A R L, TS Ko TERR LT v
TP A FOEREER (M) bRFICERLTOWD. Py ZAHPH COMBEILEIC L v HlE
LTEY, XBEITZLIMHAEDHERLITFE-HT LI L aMRA L. ShiEEEME Y
T BRIt L7285 A, Ni BEOERWT U R7A4 MBIZih-> TEEMIZL Y X< LT
VWA RBERRL, VmiE 87%E 7r o7 (Fig. 4-3(b). T & RRICHEREM 2V 7€
LERICHE L7258 (a), 7 R4 MBI > TEENIZ L U XA~ v T A RIS OVE
R DD, VmlT 47% L /hE V. Z LT, WERBMITHTICAR LI~ T o3 A DO
WIX N BIHDOZ A4 &7 =— VBT UTmW BB — AT A N (Yren) DEEBIES
SR 7. Krauss [5]72 5 QUS4 IS [10]1F Fe-(30.5~33.5)%Ni-0.005%C & 43 L O
Fe-(27.6~30.7)%Ni &4 HWT, v/ T oA NEREE ZDHDO~ VT A MSiIZERE
EEEEIT - 2B OEEEE ZTE L. T ORE, ZREEEDHE 2 5 72N My S05E
BMLTIERTT 5L LIS, AT A MEERPEDT 52 L aWE L, v~ v T oA
WERIZ LIS TER LA —RAT A FREWBALERE AT L2 LaW BN LT
L. bbb, WEEBMTIEIT Y RIA MUCHEERA—ZAT T A "3 Hmd 57280, 2
EHO VT oA MEBHE LGl SN EBETE D, 20—F7T, i/ 5N
HLR RS Tl ~ VT A BT v K74 NEBICEESRRINC AT D kT % W 2 Tl
WT DLW TERNo7 (b, o). 7272 LIRS A (b) & Hle LT, MORERS S AL
() T, ERTH~AT T A PR THDEEBIZMBREVT END, FiEM
BDOA—ATFA NRIRN, ZDH%RDO~ VT YA NEREEENZEZ KT T 2 & 3R
Ihb. £Z T, Fig. 4-6 IR LT3 2ORMBHIBFEE E EM Mz, 7 BBz EiT
% (a) My si72 HONT (b) VmEA—AT A MR T L 745 %% Figured-7 [Z7”7.

AR L7e A=A 7 A MREDRIC LY, WERRA — R T T A RS ER & 72 528 RekS
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1, BREE EMICHART A2 5T Mosb 50 KIFEEWEZRLZ. £20—JT,
WEREA — AT F A b &G E RO RS S, MUK A 6 & OB & £ 4 % k4
L&, A—=ATF A MRBEROBHUEIZE S T My ROSEGAIIR T T2 Z 085,

Umemoto & Owen [11 1 X XGRS & 20~450 um (228K & H 72 Fe-31%Ni-0.28%C &4
ZHNTHA =T FA MR E MR OBRZHRAEL TS, £ LT, =7 FA
NRIE DA LIS &> T Mo SN EREANAR T L, & <IZ 100 pm BLF ORI TIX, M sl
RTFRBEFIC2D 2 L aWmE LTS, X5, JlfF &4 [12)1%, Z OfEdbhifmiici
K LTeA—AT A FORERITONT, FEGRIANR L o X~ T YA R DORR OREE
IR D7D LML TWD. 202 &, iRt (Fig. 4-6(b)) TIEMfe L o X~
T YA SRS D12 LT, LR 7 fEAE sa A (Fig. 4-6(c)) <o8F1E % £ 44 (Fig. 4-3(b))

AT 2V AT oA MRS KR Z L ITRHIET D5 LERABND. 2D MR
DA —ATF A MREIRIFVEICHHE L, A —R2 T F A MREOBHILIZHES T Vu b
TOMMPHERTE D, L LARD o, KRR BRSO M 38E £ EMOZL LD 10%
KEL, BRI Z R LT, RIS —AT A PRI~ LT YA N OBeEAE
A MZRBEEZEZXLNTND., 20728, N—A MR EMHIN A EENHOL X
VT YA NRENA—ATF A MRRTIHESR, M iBETLTH, HorickhE
AT LT BB TIEA— 2T A RO ISR U 7o AR O RIC K » T

Y DSRERBNCHIN L2 & B2 b 5.
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Figure 4-6. Optical microstructure of (a) reversed (71 = 873 K), (b) fine-recrystallized (71 =
1103 K) and (c) coarse-recrystallized (71 = 1473 K) materials after subzero
treatment at 77 K for 3.6 ks.
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Figure 4-7. Effect of austenite grain size on (a) martensite start temperature (Ms) and (b)

volume fraction of martensite (¥m).
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433 NEHBHCRIET I TING T4 FT =— VB O E

Figure 4-8 |25 REAT, BOHIFERE A I8 K ORGSR LT, 2B D2 4 4
T == VB A L, A —AT A ML LIZREID 0.2%IM ) & 73R % 1 [BIA
RO 2 BIAD Y T4 47T =— ) )VILBIZ T D RES0IRIE T & T, TEHLIZb D AR
I b e U CERE E 8 KO R aA A (T =1103K) OF7 —ZIZHOW TS L.
BB, FTNT TAXT ==V, DTAORERS 1.0 x 107K 1~8.0 x 107 K &K
PSR REZMERF L TCVWD L 2R L. hT—ar A —TRLEYVIRIT, BICHL
THUETH D —F7, Tk LTI RR R A2~ L, THRED EFITfE-> TREL
BN U7z, 2SR RES, 0.2%IM /1% T IC K& < BEZ T TEY, 4M8E ETH
5 T=8BKIZBWTEWEEZRLE. DFY, ¥TNT TAFT =— LERIZB N T,
T ZE<, 2, ik AdRE EOKRIRE $T5 2 LT, ZA—/3—A L /3—§HlD 0.2%liit /)
LY U T ROMEEAZFRICE O D Z ENAIRRTH D Lt O 52 &N TE L.
BTNT TAFT =—VRFR%ZD 02%I /)75 T ICHRS EEIND Z LB BMNE o
72D, ThZ& 873 KIZHEE L7ea, 0.2%IM /1% T &7 L CHIRICE (L L2 2 L ITR

£+ <. Nagpaul & West [13]72 5 ONZ Nakada © [9]1%, Fe-25.7%Ni-0.4%C &4k L O

[

Fe-28%Ni B4 % HWT, 7 F4 47 =— VIR E DREREA— AT T4 b & i hEA
AT FA RO DEEMEA — AT F A MO TR 2 SRR K o TRl L T
W5, ZORE, V7B ol E AL IEDH 2 L THERERA — AT A4 NOREREREE
ESETEY, WTFhoOBREICEWNTY, HEMBA—AT T4 Ml 0.2%i0 /) 23182
BEA—AT A MARRICH XMEND ZEEZWMELTCWD. 22T, XTI T4
T = VAR DA R © QNI EE £ E A, WIZSREM, UMTERS AL e L UMLK RS it
T BT % 02%I0 )1 & WEREA— 2T F A MEFEER Viey DEIR % Figure4-9 ICE L D 5.
K, WEREME T=83K DV A4 4T =— VAERIZf L-3k (KFom, 873 K+
873K) TlX, 2[BIHD Y 7 A4 47 =— VLB THER LT EES—AT T A b (yrew2) &

FRNS, 1EBD Y A FT =— /L TAR LT Yo DRAET 2 Z LITHE L2 TIUT RS
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720N (Fig. 4-6(a)). 7272 L, Krauss & [5,14]72 5N Alaei & [I5]O#HEIZ LU, ~/v

=1

T U A NEBROWNIWHERENEL D7 T4 47 =— VB 28R 0 R L7255,
~NWNT YA NERBICE DA — AT A FOsbix 1 FIHOBMENEE THY, +
AR DBILIRY A 7 T F VD WRB TRV ERARE I TS, T, BULstiE
RIS BT DEAALOEIE 2 AR TIUL, Yrevi & Yreve DTRIENFFLE TH D Z & ZRE LT
L. ZDD, WEREA—AT A MEFEE View & Virer DIRFERZ G5 LT E TR L
To. BB OB & Viey DRINCIE, BIRRZRBIEEGRE RHTZ N TE, XTI FA4F
T = — VAR OFREE TSR A — AT A MERERICKEL SN D 2 E B LT 5
7-.

UUEDFER LY, A== =GO ML & SR B A AT D i AL
1 A% Figure 4-10 [ZAXWRT. ET1EBOZ T4 47 =— VAT~ LT
YA PWEEICE > THRENDIA—AT T A MEfERERBLSE S Z & T, i
ML SERIMESGE AN S, 22T, BEMIRE 2 BRNICE< 2 2 & THERA—AT T
A4 MIHKRLEE, 20OV 7Tl BIT 5~ LT oA NERRORELZX D Z &
NEHEETHD. T LT, 2EADY FA 47 =— VAT TEEALHR(L S 7= g i 7228
A —AT A NEZEICERSEDL. U EDL Y RTTNT T4 FT =— VALBIZ LY,
A=A B O & REEIE, 51 E E4 & IR L TENE AR T 30% & 90%

FREM BT 52 EBHLNE ST
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Figure 4-8. Variations of Young’s modulus and 0.2% proof stress as functions of annealing

temperatures, 71 and 7>, on double cryo-annealing process.
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Figure 4-9. Relation between 0.2% proof stress and volume fraction of reversed austenite

in super invar cast steel subjected to single and double cryo-annealing process.
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Figure 4-10. Schematic illustration explaining appropriate heat treatment condition of
double cryo-annealing process for simultaneous optimization of rigidity and

strength.
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44 FLD
A== NI DY o SR EBEORNFUELRAE LT, 7 7447 =—

AL 2 SR L, ZAUSHE D Mk & DEREO L ARAE L, LT O a2 157

(1) 7 T4 F 7T =— VBRI IT 2 BEIRED 4 S EOIKIR TH 256, mMEEOlR
Naf LICWEREA— AT A RIS N D T2, SREIIBEEIC BRI 2525, Wifiny7e
FEin AL DI Lo THEAMMPAREK SN D720, Yo 7 KIdE SRy, 2Tkt
LC, BEbIRENEL 72D &, WA —AT A NORMZERE /& LT, F—A7F
FA NERERBSEC D, TORE, fERITMOEMET DL TY U S RIILET D,

il AR LRI & 23R BRIV E <, B RIREE ERITER S R,

Q) V7RI L > TAELD~YILT Y A NERHIBIEE IS — AT F A MEabki
BEOBHMEIZ L > THEBEMIIE T T 5. LLeR s, A—AT7F A MRifiT~LvT o4
A FOBARY A MR B2, ERE LT, AA—A T F A MR I K2

BEI~ T oY A MERRITR KRB E T

() ZTNT FAFT =—NVAERHOY 73T 1 BIH OBESREEZ, 0.2%I /1% 2 [=]
HOBESIRE IR <ARIFET D, £D1D, ¥TNT TAFT =— VA28 W T, 1[EH
DBEMIRE 2 BEXAICEL T5 2 8T, A—2AF T4 FOFEEGR & Z D% ORRE 22T
ZLTC 2ERDY FAFT =— VAL A Wi 8 B8R TIRE OE LICERE L, EiRE 7220

A —AT A NELEICAEKRSED Z LT, A—r3—A U N—ERI ORI & 58 B % [F]IRF

IZET HZ ENAREL 2 D
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51 Hx

AFTIIARA—=NR—A =T T A F T =— N Z 2 B AE DX TN T Z
AFT ==V Z M ST [1,2]. EORER, w7 YA MR X DR
B L ORI & DRI LIRIEIZ & o T, Yo ZRockE & [FRFIC 5| BRIRE % 580
DFI 2 fFITHHY T2 540 MPa £ TEth 5 Z LB L7z, 72720, INTASEE M B4 HiY
& LTS LARRIR o0 n Bhfih-o i B ~ D A 2 5 m 3 2356, A —/3—A 3 —§
I, EHITEWIRENERIND. T7hbb, sl b i bR b LS o5l
HHEIC X D A= 8= U R—BE O E R L 2 T AL ER D 5.

A = EeDOmBELTFIEL LT, 8@kt a2 MW Ich 0 BoRib s ®E ST
% [3,4]. PR CEENA— AT T A FRMEIZEWNT, T et S5 720123
MNUTRTHLRFEEHND ZEVRIRATHD. LLRBDL, REFEIFA AA—FED
B IRFFEICRE R B a2 5.2, DEORINT L EWZRIREE REHEMSE L7720, £
OEEIEAFE L < Z2vy [5].

ZHIZXILT, A v R—BaLERRICZBEO NI 2806 Licv Vv =—Y U JHCi, ~
VT A REHEIZ Mo, Ti, Nb, Al, Fe 38X UNNi 72 & Tk S 2 & BELA W& 1K
ACHTH S5 Z & CRE ki oiusfb 2 X > T 5. Decker [6]5 1% Fe-18% Ni A4
IZKIET Co, Mo BLRUTI OWEAE ML, BED - & bREW R~ —T 0 TEHlD
FARKZHEZE L 72, & BIT Floreen [7]1 Z D Fe-18%Ni ~ /L =— > ZHiIlZ K IET Ti, Mo B
LS 72 L& REULEMARKITTEDIRMOREZTEL, WTHIUIZBWTH 1500 MPa
ULEOBIRMEECTEFTHLHMELTND. 22 TY FA4 47 =— VI T
BN~ T oA MEBRTERT 5 Z EICER T2 &, v 7 A MA@ REIEAE Y%
Brih &7, TNAPERBUEE GERE I L2 LN TENL, A—"—A N —54&
(TR HORIIZ L D @R L IR T & 5.

Z 2T, RWFETTIL, B aoRuEbE B ISR MAERTRZ RN LI A —3—

A N—ERIO Y 7Y LB ORFRIALEE, & D OSBRI I A O MR L 2R B OVR
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FERFEZ A L7, 2 LT, @ BB EEWRL I K D58 b A T = X DB LIS 3 DR F

DTS DBLRD HIRES LTz,
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52 ZERFE
5.2.1 LS

HEEF 121X, Table5-1 DAL E AT 2 Ti £72I1E Si ZUM LTz A— 33— A L3 —fk
2 ¥fi L7z (Ti-added 35 KO Si-added £54) . Ti 38 K OF Si DIRAINEIT M, /5D K 7215
T [8]F X OBYEIRRHEDHEN 5120 <128, TNEN 2% LN 3%E Lz, #EHE 30
kg EL2% 5 RS R 2 D Ciafig U, Y BUERBR i o b B #iATe Z & CTIERIL 7. £ 72,
gk & LT 4 BECHE L7z Ti, Si 28 E£RVIEME R A —/N— A X —i 21 L
7z (Base 542). 13O -EFHBLO LI L YD ¢ 6.0 mm x 25 mm O FIFEEAER F 280 L,
NETZECH # DIL-402C ZWFZaRMIEMZ VT My i, 4o mB X482 RE L2, 55
NEERERB LY 7B %GO~ LT A MEFEER (Vm) % Table 5-1 [ZF & o7z,

W72 A — 27 A AR A NSRS T 572012, S 2 el LI 1273 K C
I TAFT == VIR L, OISR S, PR LB L v SR L 72 ¢ 200
mm x 190 mm O MMM 2, IRKRERITRESEL ZLI2LD 77KIZT3.6ks DY 7
T a2 1T o7, T D%, A mLLUTF O 723 KIZT 7.2 ks fREFT 2 RERNALEL 2 fitg L 7-1%,
Zeim Uiz, & OICHESIALER s L8 7 TS RN BE & (2 CHRIEEE 15K/s T, Ar L

L VK20 K mWVRE T TIEAL, EHIZKEG L7z (Figure 5-1).

5.2.2 HMREIR

FHARB1223 JEOL B JSM-7001F FE-SEM 35 & OV JEOL 4 JEM-2100PLUS %518 % 1 A
#% (Transmission electron microscopy, TEM) % U 7z. FE-SEM #EHI = X U —#&IZ T#2000
FCIRAMEBL KON A Y2 RIRRLIZ T T7IFER, INLEEREEZRET D702 4%
HCI1O4 + 19% C3Hs(OH)s + 77% C.HsOH ik 2 FIV T, 30V CTEMAIEZ1T>72. FE-SEM
T 57z EBSD X4 TSL i OIM-Analysis (& & 0 f#HT3 5 2 & CREaL 7L 2 HIE L
7=. EBSD JIE I ELE 15kV, VEEHEERE 15 mm C3Mi L, BIEZ5 350 f512°C step 3

A X% 05 um & L7z, WEEEIXIPF ~v 7, i~y 7BILOKAM ~ v 7 & L TN
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L7c. F 7z, [A—48 T JEOL # JED-2300 = % /L % — 43 B X #155 Hr 2% (Energy dispersive
X-ray spectroscopy, EDS) % AT, ERAWFEOMTEFE LTz, v~ LT oA BRI OA—
AT FA MAOKHEIE, TNEIUEEOAE T 3 RERSITL, £ OFEE TN L7,
TEM HEHIE S 70 pm F TRAME L7Z3E2 5, 03.0mm OF 1 274KV T %4])
Wi L 10% HCIO4 + 90% CoHsOH V&% % N - SR IR 1 C L 0 38 b L7=. TEM #2213
HEEJE 200 kV THEMEL, A—AT7 A FBXO~ LT %A MEIZOW THEE BRI &

UHEREHG 2B L, BN ETHRET A Z — b REEZIT - 72

523 v h—REERE
WX Y F a3l HM-211 By b — ARl B 2 VT, 1.961 N OFFESAFIZT 18

SIE L, fmekds K UR/AME Z BRO 72 P TREATG L 72

5.2.4 BIERBR
SIIERBR AN TAZ L > TEATEARFRE 1.0 x 10 x 25 mm® OBCIREREBR T 2 ER L, 1>
Z b URUGRER R (B ERTEL AG-X) ZHWT, IR THIHO-FHHE 1.67 x

103 s TIfTo 7.

5.2.5 YU USRHAE
YU U EIT 2.0 %10 x 60 mm® OB A/ER L, BAT V27T A% JE2-RT L

FELRIE 2 FWC, iR CHIRA P2 RE S 5 2 & TRHl L7z,

5.2.6 BPEIRHIE
BZAEIE X @ 6 mm x 25 mm O FFERER 7 2 /F#L L, NETZECH #¢ DIL-402C Z\iFaRHI
TEREIC T 273 K~342 K OIRERFAIC CTRIZE L, 291 K~301 K OB EMRE CREh L

7.
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5.2.7 BIF TR
BRI Thermo-Cale. & FHWTC, 3 0 RFHIRWHN AR L. ek, 7—4

AN — 2| TTNI8 Z{#/f L7-.
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Table 5-1. Chemical compositions of three super invar alloys used in this study.

Composition (mass%o)

Si

Mn

Ni

Co

Ti

Fe

M
)

4s
X)

As
X)

'm
(%)

Ti-added
alloy

0.005

0.27

0.23

32.18

4.81

2.35

Bal.

215

826

953

56

Si-added
alloy

0.005

3.25

0.26

32.39

4.98

Bal.

194

825

855

50

Base alloy

0.017

0.10

0.23

31.88

5.14

Bal.

224

741

860

87
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Subzero Aging Annealing

| | A+ 20K-0
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1 723 K-7.2 ks
cryo-annealed E
materials f : Y
77K-3.6ks | |

Figure 5-1. Heat treatment route applied for super invar cast steel in this study.
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53 ERERLEZR
530 R—r3—o U —EEROREIAIICE S &BHEILAEY

Figure 5-2 33 J. (" Figure 5-3 (% 77 K TV 7 ¥ 0 lL# %47 - 7= Ti-added ¥ L O Si-added
HBEOMBEE ZNThurT. FMEMRETETIE, (@) SEM&, v v 7oA b GR) &4—
A2AT7FA K () O (b) vy TEBIObee & fec D (o) IPF~ v 7, X512 (d-f) EDS
(K DBTHROMIRE~ v T 2T, BRI, 7B el X - TR AR L
Ly A NT oA N EREREAS— AT A FORAGHMEZL TS, EDS v v
MHBVAT A MBTIENIIZIAT, Ti & Si ORENAREIRTFL TV, Zhud,
BEERFE CIERT 57 » R 74 MBIZB W CREILREOREMET L, JRETRIC M S5
ERATLORER, AT oA NERPMESEMICALTEZ A RLTWD. 22T, AT
YA N EREBA—AT T A FOSELEERICTNT 5720, KO A
Table 52 [ZF &0 5.

DWW, 7P r g Lz A 723 K TR HE L7235 A O EZE % Figure
5-4 [T WTHOHIFEIZIS W T REREA— AT A M (fee) DOREFE TR ORF
INILERE BB L L2, 2D —FHT, w7 A M (bee) (3 EERAYEEIRE ] O s 2h AL
BRIZ & o TR R L & 7R LTo%%, EOmWEEE I 80 ks LL_E DO RFZhLELL & HERF S
nie. ZO~VT oY A N ORE(LEIY, Base 44, Si-added #4, Ti-added &40
IEC EHLTHY, B@ICKOBIMN~ T A MBOREMELEEZ RO D Z & B 5
Mmeipoi.

Figure 5-5 |3, 7Y 0L % L7= Ti-added 3 X O Si-added A4:(2%F LT, 723 KIZT
7.2 ks DRI Zfif L 7= RAERA — AT F A MO TEM MfikAE =7, O LA
RTE Mo le A —ATF A METIX, BALOHZDNOTNIHER ST, R E 7 BT
RE—=2 (b, d) MO HHE MOMFEEITMER TE ool ZHUTK LT, F—lkto~
T YA METIE (Figure 5-6), f0HH72 25 —FH 23 ELERAOE) — ITHTHE T~ D AR 703 s S

72. 2D & X, Ti-added 54 (b) TIL ¥ TIE 4.0nm, £ X 17.8 nm OFHRHTHI#, Si-added
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a4 (o) TITFHER3Inm ORITHM N TN ZhBiEINnz. £ LT, HIRGEEE
FEHTZ =0 n, FriE L #ETH 2D NisTi & NisSi O&EHEY & FE S
7. LT, MeBEtamE bic, =T %A FEHEICK LT, Nishiyama-Wasserman
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L1>-NisTi {256 LT D024-NisTi DARFEELITFEMICHIE L TV 720 A%, TEM BIESRE R D,
TR LB TR LT~/ T A RIS U7 @ 8 e & R R b5 03 KR 7 IRF
LB ZEBP LN E o T,

Figure 5-7 (% Thermo-Calc.iZ & > T L7 (a,b) Fe-Ni-Ti ;2B L' (c,d) Fe-Ni-Si &
D 723K 2T D Fe U v FMD 3 JLRFRBIEXTH Y, (a,¢) bec FHETZIL (b,d) fec
L L #ED NisTi b L <13 NizSi O A PEERREER 257 LR 2" L Tnd. o
T, FHFOEREIIT EDS IZXo THE LI 7 B e B %o~ LT A M b NS
RIWEA — AT F A MNBOFYIFERK (Table5-2) ZrLTW5. T7bh, FEHRLEEHIC
~NT A N ERERERA AT T A MO T~ 7 v iR BB E LW ERET
5L, HIREBHIT 723K ICB T D AT A M b NIRERBA— AT 5 A M TOF
ke 2 R4 2 LI 5. MEeROSKRER (a-b,c-d) ZHEKTDE, w7 P A b
WX 2@ BRMEAM OBEEIRIX, A — A7 F A MIHEXT/hIWV. ZHuE~ a7 o a
NESIZRB T B & B LA ONTHBEEN 1A E W2 & Z2RE L TnD. S BIZ, LI-NisTi O
EAFRIZE L </NEWe®, LI-NisTild~ /7 34 FERTL1-NisSi & e LT, £V
EVMATER CTHH T 2 ATRetER B 5. —F TAH— A7 4 M ORI LAY OEAERIZE
A9 %E, FHBIEA—AT A FE@BREEWO “MERTH Y, & <IZ Fe-Ni-Ti
R TIEolfafRETH L. 2L, @REEMA~ LT oA FE2TTidZe<,
F—=ATFA M THMAAFKRETH L Z L2 ERL TWDLA, w7 A b LV [EE

BAVNS b, ZOB IS 25, —AIC, bec I TH 5~ AT LA MC
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AT fec HHTH 2 A —AT T A MR TOBWE LR OILRITIEF ITEW [10]. £D720,
F—=ATFA MR TEBELEWOIT IR TE RN ERFEREBET D L, &R
AW OHT HHEERE) /) & [RIRFC R T O+ BN LB e D B2 bND. S5
2, v AT A MEICITEBALORE  H 7e & O RS @ ICAFET D720, i
bR BIEEMOBIRARY A FE LTERT 2 2L b TSNS, 2 b OflHE)
5, A== A UNA—BEICEBEILEM AN S E L2010, P77 BnBIc LY <
WNT oY A NEERSEDLZENUATHL EVWR D, 723, Hite Fig. 5-4 IZBWT TR
Si B 72\ Base @D~ /LT A MW T S BIRZRRE L2 MR Sz, 2
ML, A—/3—A U N—=BRICEA I D Co A NisCo & LTHOT NI 5 2 & &R
L TW5%. ZD7=%, Ti-added &4 & Si-added A4 TI, NisCo (21T, NisTi & NisSi

WEHEL T LZLEZ LS.
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Figure 5-2. Microstructure and element distribution map of subzero-treated Ti-added alloy.
(a) SEM image, (b) phase map (c) IPF map, and EDS maps for (d) Fe, (e) Ni
and (f) Ti.
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Figure 5-3. Microstructure and element distribution map of subzero-treated Si-added alloy.
(a) SEM image, (b) phase map (c) IPF map, and EDS maps for (d) Fe, (e) Ni
and (f) Si.
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Table 5-2. Chemical compositions of martensite (bcc) and untransformed austenite (fcc) in

subzero-treated Ti- and Si-added alloys.

phase |Ni mass% | Ti mass% | Si mass%
Ti-added fcc 33.41 2.59 —
alloy bcc 29.11 1.38 —
Si-added fcc 36.75 — 4.29
alloy bce 28.89 — 2.28
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Figure 5-4. Change in hardness of subzero-treated materials as a function of aging time

at 723 K.
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— beam // [IIO]Y

Figure 5-5. TEM images and the corresponding diffraction patterns of austenite region in
(a, b) Ti- and (c, d) Si-added alloys aged at 723 K for 7.2 ks after subzero

treatment.
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Figure 5-6. TEM images and the corresponding diffraction patterns of martensite region in
(a, ¢) Ti- and (d, f) Si-added alloys aged at 723 K for 7.2 ks after subzero

treatment.
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Figure 5-7. 723 K isothermal phase diagram of (a, b) Fe-Ni-Ti and (c, d) Fe-Ni-Si ternary

systems.
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LD, Fin, WEORD, R A LT, Y7 o ik, BHICEE L 72ak
(WZEHER) OFERBOPR LTz, FIBLOFIIZ L 5T yu B —EOBE &R d—,
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a4 (Fig. 5-4 B3 L UV5-6) B3, w7 oA MR & A — AT A MRICEMRETIC

108
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Figure 5-8. Microstructure of Ti- and Si-added alloys annealed after aging at 723 K for 7.2
ks. (a, e) SEM image, (b, f) phase map, (c, g) IPF map, and (d, h) KAM map.
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Figure 5-9. Effect of aging on hardness in reversed and untransformed austenite in

(a) Ti- and (b) Si-added alloys.
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19]. ZNZFIUILLTFTOXRTHILEZ REHHZ ENTE S [19].

0.8Mpb
7= 2 m
0.8Mub d
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AR a1V L 2b @

ZZTC, M, ou b, v, L, dIZTAT—RF, BFHOHMIESR, N—=H—AXT7 MLDORE,
A7V ok, kRO MRS KO0 il LR R A RS, Sl foc MO M=
306 & L, A =542 BT D u=558GPa, b=0.253nm 33 L O v=0.29 % 7= [20].
L & dIFERIRONTHNT o 2 DT LT EGE L2 A, B2 r 38 X UKL 1 D 1KFE

FfEANT, TNENLUTORTHAETE S,

P =
3\ |f (3)
a=2 ?
ez’ (4)

Best ALE R FE TR MME AN A — AT A MRHHTPICHER L2 0 EBGE L, Fig. 5-6
DTEMBIE LY f2RE L. MAT, @RbaMaEREAEL, fFEBEENG r &
FAHEL, K@D A L. ZofEE, (D)5 Nz@Q) &0 RS bk
TorisR b ElY, Ti-added A4 C door = 2296 MPa, Aoasor = 894 MPa, Si-added &4 C
Aoor = 1996 MPa, Aoasor = 694 MPa & 7257, SRR & &y 1 — AREEOMIZIE, K
DR DN HE I TS [21].
Hv=0.3010+5.701 (5)

ZOXG)EHAWT, Lok T4 BEREE doasor ZTHE(ZHAF 42 &, Ti-added A4:72

5 TNC Si-added &4 TlX, 275 Hv, 215 Hv OE FERENEFNRIAENS. LLAR
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236, Fig. 59 1R L K 9 @Bt o BT EK LR A — 27 A ~ O
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d* (nm) DRATEHEZOLND Z EBRBRINTND [18].

pa (6)
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22T R OMIEIMRETH Y, B EIKFEL T T A L A&BELTO03 &
L7 [22]. @A [T T DREEMND 2 THRT DL ENAMHETH D, KON L - TH
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Zi72nm, 154nm &72%. FEEE, TEM IZ Lo THIZE S 72 NisTi OIEIX 4nm, NisSi O
WEPRLFRIEL 3.9 0m TH Y, Wb * L0 +ola/hs<, Zhb DR 4—A 7
TA MAEBEDIZEAEEMR Lo LTH, I L > THEAMIND Z BT
HEIND. 22T, Fig 54 R LcRhifbs@hzcio TR &, ~vT oA Mo
A VX R I B B C MU N U, 2 OFEE X RIS O C S XMERFF STV 5.
F U @WELTEMED T OB O IAGITEE LW AREMED 6 5 . e B b G WhL
FEOEADE L WGE, (KEIR O Bkl OB E 22 < L, WO FEY) 4 1
MEEL70, HERER LD, DFD, A= —A UN—FFllOmRELE 70T
I, BT AWTRELZ A LIS B bEMB L2 ORERELE T2O2LERSH L. =
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Figure 5-10. Nominal stress-strain curves of Ti- and Si-added alloys and Base alloy after

cryo-annealing with and without aging at 723 K for 7.2 ks.
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Table 5-3. Tensile properties of Ti- and Si-added alloys and Base alloy after cryo-annealing
with and without aging at 723 K for 7.2 ks.

0.2% proof Tensile

Material Process stress strength Yield ratio
(MPa) (MPa)
. Aging-Reversion 516 822 0.63
Ti-added alloy ™™ p ersion 442 607 0.73
. Aging-Reversion 366 671 0.55
Si-added alloy ™™g L ersion 332 555 0.60
Base alloy Reversion 394 544 0.72
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Figure 6-1. Schematic illustration of the effects of austenite microstructure on Young’s

modulus and strength of super invar cast steel in this study.
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